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CASE GT/3/21914/A/AC 524 
IN THE UNITED STATES PATENT AND TRADEMARK OFFICE 



APPLICATION NO: Not Yet Assigned 
FILED: Concurrently Herewith 
FOR: PROCESS FOR FLOCCULATING 
SUSPENSIONS 

Assistant Commissioner for Patents 
Washington, D.C. 20231 



Applicants present the instant Preliminary Amendment for entry and consideration in order to 
place the instant application in better condition for examination on its merits and for allowance. 

The Commissioner is authorized to charge any fee due, or credit any overcharge, as a result of 
this Preliminary Amendment to Deposit Account No. 03-1 935. 



IN RE APPLICATION OF 



Group Art Unit: 
Examiner: 



STEVEN WEIRETAL 



PRELIMINARY AMENDMENT 



Dear Sir: 



1 3/96 



Please amend the above-identified patent application, without prejudice, as follows: 
IN THE CLAIMS: 

Replace claims 5-1 4, 1 6 and 1 9 by replacement as follows: 



5. A process according to claim 1 in which the dilute aqueous solution has a concentration of 
polymer of below 0.3% by weight. 

6. A process according to claim 1 in which the dilute aqueous polymer solution comprises a cationic 
polymer, an anionic polymer or a nonionic polymer. 

7. A process according to claim 1 in which the concentrated aqueous solution has a concentration of 
polymer of between 0.4 and 1 .0%, by weight. 

8. A process according to claim 1 in which the concentrated aqueous solution comprises a cationic 
polymer, an anionic polymer or a nonionic polymer. 

9. A process according to claim 1 in which the polymer dissolved in the concentrated solution is 
either co-ionic with the polymer dissolved in the dilute solution or non-ionic. 

1 0. A process according to claim 1 in which polymer dissolved in either the dilute solution or the 
concentrated solution is cationic and has been formed from a monomer or blend of monomers 
comprising at least one cationic monomer selected from the group consisting of quaternary 
ammonium and acid salts of dimethylaminoethyl (meth) acrylate, quaternary ammonium and acid 
salts of dimethylaminoethyl (meth) acrylamide and diallyldimethyl ammonium chloride. 

11. A process according to claim 1 in which the polymer(s) dissolved in either the dilute solution or 
the concentrated solution is anionic and has been formed from a monomer or blend of monomers 
comprising at least one anionic monomer selected from the group consisting of (meth) acrylic acid, 
2-acrylamido-2-methylpropane sulphonic acid, alkali metal and ammonium salts thereof. 



x 1 2. A process according to claim 1 in which the polymer(s) dissolved in either the dilute solution or 
the concentrated solution is nonionic and has been formed from acrylamide or methacrylamide. 

1 3. A process according to claim 1 in which the cationic polymer dissolved in each of the dilute and 
concentrated aqueous solutions is a copolymer of acrylamide and at least one cationic monomer 
selected from the group consisting of quaternary ammonium and acid salts of dimethylaminoethyl 
(meth) acrylate, quaternary ammonium and acid salts of dimethylaminoethyl (meth) acrylamide and 
diallyldimethyl ammonium chloride, having an intrinsic viscosity of at least 4 dl/g. 

14. A process according to claim 2 in which the aqueous composition comprising the dilute aqueous 
solution of polymer and the concentrated solution of polymer is formed by introducing the 
concentrated solution of polymer into a flowing stream of the dilute aqueous solution of polymer. 

1 6. A process according to claim 2 in which the aqueous composition is formed by, 

(a) passing a concentrated solution of polymer to a dilution where the solution is combined with 
dilution water to form a dilute solution, 

(b) passing the diluted solution through a mixing stage, selected from pumping and screening 
stages, and 

(c) introducing a concentrated solution of polymer into the dilute aqueous solution. 

19. A process according to claim 1 in which the dewatering process is selected from the group 
consisting of dewatering sewage sludge, dewatering a mineral suspension, dewatering a paper mill 
sludge, dewatering a deinked cellulosic sludge and a papermaking process. 
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Remarks 

Upon entry of the instant Preliminary Amendment, claims 1 -1 9 are pending. Multiple 



dependencies have been eliminated from the claims without prejudice to the filing of claims directed 
thereto in the instant or a subsequent application. The amendment is strictly a matter of form. No 
new matter has been added. 

In view of the foregoing amendments, Applicants aver that the instant claims are now in 
better condition for examination on the merits and for allowance. Early favorable action is 
respectfully solicited. If minor amendments will further prosecution, Applicants request that the 
Examiner contact the undersigned representative. 



Respectfully submitted 




Ciba Specialty Chemicals Corporation 
540 White Plains Road 
P.O. Box 2005 

Tarrytown, New York 10591-9005 
Tel: 914-785-7124 
Fax: 914-785-7102 
DRC/ 



David R. Crichton 
Attorney for Applicants 
Reg. No. 37,300 



Amended Claims with Mark-Ups 



5. A process according to any of c l aims 1 to 4 claim 1 in which the dilute aqueous solution has a 
concentration of polymer of below 03% by weight. 

6. A process according to any one of c l aims 1 to 5 claim 1 in which the dilute aqueous polymer 
solution comprises a cationic polymer, an anionic polymer or a nonionic polymer. 

7. A process according to any of claims 1 to 6 claim 1 in which the concentrated aqueous solution has 
a concentration of polymer of between 0.4 and 1 .0%, by weight. 

8. A process according to any one of claims 1 to 7 claim 1 in which the concentrated aqueous solution 
comprises a cationic polymer, an anionic polymer or a nonionic polymer. 

9. A process according to any one of claims 1 to S claim 1 in which the polymer dissolved in the 
concentrated solution is either co-ionic with the polymer dissolved in the dilute solution or non-ionic. 

1 0. A process according to any one of claims 1 to 9 claim 1 in which polymer dissolved in either the 
dilute solution or the concentrated solution is cationic and has been formed from a monomer or 
blend of monomers comprising at least one cationic monomer selected from the group consisting of 
quaternary ammonium and acid salts of dimethylaminoethyl (meth) acrylate, quaternary ammonium 
and acid salts of dimethylaminoethyl (meth) acrylamide and diallyldimethyl ammonium chloride. 

11 . A process according to any one of claims 1 to 1 0 claim 1 in which the polymer(s) dissolved in 
either the dilute solution or the concentrated solution is anionic and has been formed from a 
monomer or blend of monomers comprising at least one anionic monomer selected from the group 
consisting of (meth) acrylic acid, 2-acrylamido-2-methylpropane sulphonic acid, alkali metal and 
ammonium salts thereof. 



12. A process according to any one of claims 1 to 1 1 claim 1 in which the polymer(s) dissolved in 
either the dilute solution or the concentrated solution is nonionic and has been formed from 
acrylamide or methacrylamide. 

1 3. A process according to any one of claims 1 to 1 2 claim 1 in which the cationic polymer dissolved 
in each of the dilute and concentrated aqueous solutions is a copolymer of acrylamide and at least 
one cationic monomer selected from the group consisting of quaternary ammonium and acid salts of 
dimethylaminoethyl (meth) acrylate, quaternary ammonium and acid salts of dimethylaminoethyl 
(meth) acrylamide and diallyldimethyl ammonium chloride, having an intrinsic viscosity of at least 4 
dl/g. 

14. A process according to any one of claims 2 to 1 3 claim 2 in which the aqueous composition 
comprising the dilute aqueous solution of polymer and the concentrated solution of polymer is 
formed by introducing the concentrated solution of polymer into a flowing stream of the dilute 
aqueous solution of polymer. 

1 6. A process according to any one of c l aims 2 to 1 5 claim 2 in which the aqueous composition is 
formed by, 

(a) passing a concentrated solution of polymer to a dilution where the solution is combined with 
dilution water to form a dilute solution, 

(b) passing the diluted solution through a mixing stage, selected from pumping and screening 
stages, and 

(c) introducing a concentrated solution of polymer into the dilute aqueous solution. 

1 9. A process according to any one of claims 1 to I S claim 1 in which the dewatering process is 
selected from the group consisting of dewatering sewage sludge, dewatering a mineral suspension, 
dewatering a paper mill sludge, dewatering a deinked cellulosic sludge and a papermaking process. 
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Process For Flocculating Suspensions 

This invention relates to processes of flocculating aqueous suspensions in order 
to effect separation of solids from said suspension. 

It is well known to apply polymeric flocculants to aqueous suspensions in order to 
separate solids from the suspension. For instance it is common practice to 
flocculate and then dewater suspensions containing either suspended solid 
organic material or mineral solids. For instance it is common practice to flocculate 
sludges such as sewage sludge, waste waters, textile industry effluents, red mud 
from the Bayer Alumina process and suspensions of coai tailings etc. Flocculants 
are also commonly used in paper-making processes by addition of polymeric 
flocculants to the cellulosic suspension. Flocculation is usually achieved by mixing 
into the suspension polymeric flocculant, allowing the suspended particles to 
flocculate and then dewatering the flocculated suspension. In papermaking this 
removal of water from the cellulosic suspension is often referred to as draining. 

High molecular weight polymeric flocculants are commonly used for this purpose. 
High molecular weight flocculants may be cationic, anionic, nonionic or amphoteric 
in nature. The choice of polymeric flocculant will largely depend upon the 
susbstrate, which is being treated. For instance it is common practice to use high 
molecular weight cationic flocculants to treat aqueous suspensions comprising 
suspended organic material, for instance sewage sludge. In paper-making it is 
known to use either cationic, nonionic, anionic or amphoteric flocculants. 
Flocculation of mineral suspensions is frequently effected by use of anionic 
flocculants. 

It is also known to use two different polymeric flocculants in the same process. 
The flocculants may have the same charge (co-ionic). For instance in commercial 
practice in the dewatering sewage sludge these may be co-ionic. In other 
processes it is known to apply two polymers of opposite charge (counter-ionic). 
Where two polymeric flocculants are applied to an aqueous suspension they may 
be added to simultaneously or more usually sequentially. 
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It is standard practice to apply polymers as aqueous solutions to flocculate 
suspensions containing suspended organic material. Generally the solutions of 
polymers are relatively dilute, for instance below 0.5%, often below 0.3% and 
usually 0.1% to below 0.2% by weight. 

Polymers are usually provided as a solid particulate product or as a reverse phase 
dispersion or emulsion. It is standard practice to dissolve the polymer into water by 
dispersing the polymer particles in a flowing stream of water in the case of the 
solid particulate product or in the case of the emulsion or dispersion, inversion into 
water, by use of activator surfactants. The polymer solution thus formed is 
frequently at a concentration above 0.3%, often in the range 0.4% to 1% and 
usually about 0.5%. This more concentrated solution of polymer may be too 
concentrated to add directly to the suspension in many instances, since received 
wisdom suggests that there would be inadequate distribution of the flocculant 
throughout the suspension and as a consequence the flocculation process would 
be impaired. 

It is therefore common practice to first of all provide a more concentrated solution 
of polymer and then dilute the polymer solution prior to application. Often the 
diluted solution will have a concentration of below 0.2%, for instance within the 
range 0.05 to 0.2% by weight and frequently between 0.1 and 0.2% by weight. 
This dilute solution of polymer is normally metered directly into the suspension 
prior to the dewatering stage. 

There is a desire to improve the efficiency of the flocculation processes, to either 
bring about an increased dewatering effect, such as higher cake solids or in the 
alternative achieve a constant acceptable level of dewatering efficiency but using 
a lower dose of flocculant. This is true in a variety of flocculation processes, 
including dewatering of sewage sludge, slurries of coal tailings, red mud and in 
papermaking. 
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it would therefore be desirable to provide an improved method of flocculating and 
dewatering aqueous suspensions of solids, in particular to provide increased 
dryness of the dewatered solids for an equivalent dose of flocculant or to provide 
the same degree of dryness of dewatered solids but using a reduced dose of 
flocculant. It would also be desirable to provide a process which provides faster 
dewatering. 

The invention relates to a process of flocculating and dewatering an aqueous 
suspension of suspended solids comprising, introducing into the suspension, 

(a) a concentrated polymer solution and, 

(b) a dilute polymer solution, 

characterised in that the concentrated and dilute polymer solutions are introduced 
into the substrate substantially simultaneously. 

The concentrated and dilute solutions may be metered directly into the suspension 
as separate solutions. By substantially simultaneously the two solutions should be 
added at approximately the same dosing point. Where the concentrated and dilute 
solutions are added to the suspension separately, they may be added in either 
order. For instance if the dilute solution is added first the concentrated polymer 
may be added after fiocculation has commenced but should be added before the 
dewatering stage and before any high shear stage, such as pumping or screening 
stages. Alternatively, it may be desirable to add the dilute polymer solution after 
the addition of the concentrated polymer solution. When the dilute and 
concentrated polymer solutions are added separately it may be appropriate to 
allow or apply some degree mixing between the dosing stages in order to allow the 
first polymer dose to become distributed throughout the suspension solids. This 
mixing may for instance include allowing the treated suspension to pass some 
distance along a flow line which optionally contains bends, baffles, constrictions or 
other features which induce gentle mixing. 

Preferably the concentrated and dilute polymer solutions are introduced 
simultaneously. 
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More preferably the concentrated and dilute polymer solutions are introduced into 
the suspension as an aqueous composition comprising a dilute aqueous solution 
of polymer and a concentrated solution of polymer. The aqueous composition 
should comprise both the dilute and the concentrated polymer solutions as 
discrete components. Thus it is desired that the dilute solution and concentrated 
solution exist as substantially discrete components of the aqueous composition. 

The aqueous composition preferably comprises the dilute aqueous solution of 
polymer in an amount of from 20 to 99%, based on weight of polymer, and the 
concentrated polymer solution in an amount of from 1 to 80%, based on weight of 
polymer. For some applications, such as for rotary vacuum filtration coal tailings 
slurries it may be appropriate to use a ratio of concentrated solution to dilute 
polymer solution of around 75:25. However in most other applications the ratio of 
concentrated polymer solution to dilute polymer solution would generally in the 
range 1 :99 to 40:60. 

The aqueous composition comprising concentrated and dilute solutions may be of 
any significantly different concentrations provided that the respective 
concentrations are not substantially the same such that the two solutions would 
immediately form a homogenous single solution. Preferably the concentrated 
solution should be at least twice the concentration of the diluted solution. More 
preferably the concentrated solution should be at least 4 or 5 times the 
concentration of the dilute aqueous solution. 

The dilute aqueous solution of polymer desirably has a concentration of polymer 
of below 0.5%, preferably below 0.3% by weight. More preferably the 
concentration of the dilute solution is in the range 0.05 to 0.2%, most preferably 
around 0.1% by weight. 

According to the invention the polymer dissolved in the dilute aqueous polymer 
solution may be either cationic, anionic or non-ionic. 
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The concentrated aqueous solution component according to the invention 
desirably has a concentration of polymer above 0.3% by weight, preferably 
between 0.4 and 1.0% by weight. More preferably the concentration of the 
concentrated solution is in the range 0.5 to 1.0%. According to the invention the 
polymer dissolved in the concentrated aqueous polymer solution may be either 
cationic, anionic or non-ionic. The polymer dissolved in the concentrated polymer 
solution is preferably either co-ionic with the polymer dissolved in the dilute 
solution or non-ionic. In another preferred form the polymer dissolved in the dilute 
solution is non-ionic and the polymer dissolved in the concentrated polymer 
solution is cationic, anionic or non-ionic. 

When the polymer dissolved in either the dilute solution or concentrated solution is 
cationic, said cationic polymer may be formed by polymerisation of at least one 
cationic monomer alone or with other monomers. Suitable cationic monomers 
include quaternary ammonium or acid salts of monomers which contain amine 
groups. Preferably the cationic polymer is formed from a monomer or blend of 
monomers comprising at least one cationic monomer selected from the group 
consisting of quaternary ammonium and acid salts of dimethylaminoethyl (meth) 
acrylate, quaternary ammonium and acid salts of dimethylaminoethyl (meth) 
acrylamide and dialiyldimethyl ammonium chloride. The cationic monomers may 
be hompoiymerised or copolymerised with other monomers, for instance 
acrylamide. In addition to vinyl addition polymers, the cationic polymer may 
include polymers obtained by condensation or addition reactions. For instance 
suitable cationic polymers include adducts of amines with epihalohydrins or 
dihaloalkanes, polyamides and polethylene imines. 

In the case where the polymer dissolved in either the dilute solution or 
concentrated solution is anionic, said anionic polymer may be formed by 
polymerisation of at least one anionic monomer alone or with other monomers. 
Suitable anionic monomers include ethylenically unsaturated monomers 
comprising carboxylic acid or sulphonic acid groups. Preferably the anionic 
polymer is formed from a monomer or blend of monomers comprising at least one 
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anionic monomer selected from the group consisting of (meth) acrylic acid, 2- 
acrylamido-2-methylpropane suiphonic acid, alkali metal and ammonium salts 
thereof. 

If the polymer dissolved in either the dilute solution or concentrated solution is 
nonionic, said anionic polymer may be formed by polymerisation of suitable non- 
ionic monomers, for instance acryiamide or methacrylamide. 

The polymers suitable for both the concentrated aqueous solution and dilute 
aqueous solution may be prepared by any convenient polymerisation process, for 
instance gel polymerisation, reverse phase suspension polymerisation, reverse 
phase emulsion polymerisation, solution polymerisation and the like. Thus suitable 
polymers may be provided in the form of granulated powders, beads, reverse 
phase emulsions, reverse phase dispersions or aqueous solutions. 

The concentrated aqueous solution may be formed by dissolving any suitable 
water soluble polymer into water. The dilute aqueous solution of polymer may also 
be prepared by dissolving any suitable water soluble polymer into water or 
alternatively by diluting a more concentrated solution of the polymer solution. 
The respective concentrated and dilute aqueous solutions may be produced 
therefrom by known dissolution, inversion or dilution techniques as appropriate. 
For instance solid particulate cationic polymer may be dissolved by dispersing the 
polymer particles into a flowing stream of water. Reverse phase emulsions or 
reverse phase dispersions of cationic polymers may be inverted into water by use 
of activator surfactants to form the respective aqueous solutions. Preferably the 
polymers dissolved in both the dilute and concentrated solutions are essentially 
the same polymer. 

The polymers according to the invention may be prepared as substantially linear 
polymers or as branched or structured polymers. Structured or branched polymers 
are usually prepared by inclusion of polyethylenically unsaturated monomers, such 
as methylene-bis-acrylamide into the monomer mix, for instance as given in EP-B- 
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202780. Preferably however, the polymers are substantially linear and are 
prepared in the form of a bead or powdered product. 

A particularly preferred group of polymers includes copolymers of acryiamide with 
at least one cationic monomer selected from the group consisting of quaternary 
ammonium and acid salts of dimethylaminoethyl (meth) acrylate, quaternary 
ammonium and acid salts of dimethylaminoethyl (meth) acryiamide and 
diallyldimethyl ammonium chloride, having an intrinsic viscosity of at least 4 dl/g. 
The cationic acryiamide polymers may comprise 10 to 90% by weight acryiamide 
and 10 to 90% by weight cationic monomer(s). 

The aqueous composition comprising the dilute aqueous solution of cationic 
polymer and the concentrated solution of cationic polymer may be formed by 
introducing the concentrated solution of cationic polymer into a flowing stream of 
the dilute aqueous solution of cationic polymer. For instance in one method of 
preparing the aqueous composition a concentrated aqueous solution of cationic 
polymer is introduced directly into a conduit through which the dilute aqueous 
solution of cationic polymer is being conveyed towards the dosing point where the 
aqueous composition comprising both concentrations of polymer are metered into 
the suspension of soiids in order to effect fiocculation. 

According to a preferred form of the invention wherein an aqueous suspension of 
suspended solids is flocculated and dewatered, an aqueous composition is 
introduced into the suspension. The aqueous composition comprises concentrated 
and dilute aqueous solutions of cationic polymer wherein the two solutions exist as 
discrete components of the composition. It is considered desirable that the mixture 
of concentrated and dilute solutions exist together as a non-homogenous 
composition. Therefore, in order to prevent the concentrated solution from 
dissipating and being diluted thus forming a homogenous solution of polymer at a 
single concentration, it is desirable to substantially reduce any mixing of the 
aqueous composition prior to being introduced into the suspension. One way that 
undesirable mixing of the aqueous composition can be avoided is by ensuring that 
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there are no mixing or pumping stages after the concentrated and dilute solutions 
have been combined. In addition it may further be desirable for the conduit to have 
a relatively smooth inner surface and the avoidance short radius bends, for 
example as given in pending International Application No. PCT/GB 99/00990. 
Another way that undesirable mixing can be avoided is to reduce the distance the 
aqueous composition has to travel by combining the concentrated and dilute 
solutions relatively close to the dosing point. 

It is desirable that the aqueous composition comprising dilute and concentrated 
solutions does not contain substantial amounts of undissolved polymer, for 
instance it is preferable that less than 5%, more preferably less than 2% by weight 
of total polymer contained in the aqueous composition is not in solution. In many 
dewatering situations the most efficient use of the polymer is achieved if the 
amount of undissolved polymer is less than 1%, especially less than 0.5%. 

The dilute solution of cationic polymer may conveniently be prepared by dilution of 
a more concentrated solution of the polymer. This can be achieved by adding 
dilution water to a flowing stream of more concentrated solution of polymer. For 
instance it may be desirable to pass the more concentrated solution of cationic 
polymer along a conduit to a dilution stage, where dilution water is introduced into 
the concentrated solution. In order to achieve adequate mixing of the concentraed 
solution with the water so that a homogenous consistent dilute solution is obtained 
it may be necessary to introduce a mixing stage. The mixing stage may be for 
instance an in-line mixing stage, such as an in-line static mixer, a pumping stage, 
a screening stage or some other means that can ensure adequate mixing. 
Preferably once thoroughly mixed the diluted solution will be substantially 
homogenous. 

A particularly preferred aspect of the invention relates to a process of flocculating 
and dewatering an aqueous suspension of suspended solids by introducing into 
the suspension an aqueous composition comprising concentrated and dilute 
polymer solutions wherein the aqueous composition is formed by, 
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(a) passing a concentrated solution of polymer to a dilution stage where the 
solution is combined with dilution water to form a dilute solution, 

(b) passing the diluted solution through a mixing stage, selected from an in-line 
mixer, a pumping stage and screening stage, and 

(c) introducing a concentrated solution of polymer into the dilute aqueous solution. 

The concentrated polymer solution, which is diluted to form the dilute polymer 
solution may be drawn from the same reservoir of concentrated polymer solution 
which is subsequently combined with the dilute solution in forming the said 
aqueous composition according to the invention. There may be some mixing of 
the dilute and concentrated polymer solutions provided that this does not result in 
the aqueous composition becoming substantially homogenous. 

Thus in a particularly preferred process for preparing the aqueous composition a 
concentrated aqueous solution of cationic polymer contained in a holding vessel is 
passed through a conduit to a dilution stage and subsequent mixing stage thus 
providing the dilute aqueous solution. Concentrated aqueous solution of cationic 
polymer contained in the holding vessel from said holding vessel is passed by 
means of a second conduit directly into the dilute aqueous solution of cationic 
polymer. A typical arrangement for carrying out the preparation of the aqueous 
composition according to this aspect of the invention is shown in Figure 1. 

in Figure 1 the following key applies, 

[1] Holding vessel containing concentrated cationic polymer solution 

[2] Conduit conveying concentrated cationic polymer solution to dilution stage 

[3] Dilution water line 

[4] Pump 

[5] Conduit conveying dilute cationic polymer solution 
[6] Conduit conveying concentrated polymer solution 
[7] Aqueous composition comprising concentrated and dilute aqueous 
solutions of cationic polymer 
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[8] Sewage sludge line 
[9] Dewatering stage 

[1 0] Dosing point of aqueous composition into the sludge 
[11] Dilution stage 
[12] Pump 

Thus in the scheme represented in Figure 1, aqueous concentrated cationic 
polymer solution is held in holding vessel [1]. Concentrated polymer solution is 
passed along conduit [2] towards dilution stage [1 1] after which the aqueous 
polymer solution and dilution water passed through a pump [4] where they are 
mixed together to ensure that a consistent diluted polymer solution is formed. The 
dilute aqueous polymer solution is passed along conduit [5] towards the point 
where concentrated polymer solution is added. A second conduit [6] from holding 
vessel [1] conveys concentrated cationic polymer solution into the dilute polymer 
solution to form the aqueous composition [7] which is passed to the dosing point 
[10] where the mixture of concentrated and dilute cationic polymer solutions are 
metered into the sewage sludge line [8]. The treated sewage sludge is then 
passed into the dewatering stage [9]. 

Alternatively the concentrated polymer solution which is combined with the dilute 
aqueous polymer solution may be drawn from a separate reservoir of 
concentrated polymer solution from that which is diluted to form the dilute aqueous 
polymer solution. Thus in this alternative form of the invention the opportunity 
exists for the concentrated polymer being a different polymer from the polymer in 
the dilute aqueous solution. For instance it may be desirable to combine a 
concentrated solution of a low molecular weight cationic polymer, having an 
intrinsic viscosity of below 3dl/g, with a dilute solution of a high molecular weight 
cationic polymer, having an intrinsic viscosity of at least 4 dl/g. The low molecular 
weight polymer may be a coagulant, for instance the hompolymer of diallyldimethyl 
ammonium chloride. The high molecular weight polymer may be a bridging 
floccuiant, for example a copolymer of acrylamide with a suitable cationic 
monomer, such as the quaternary ammonium salt of dimethylaminoethyl (meth) 
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acrylate. A typical arrangement for conducting this alternative aspect of the 
invention is shown in Figure 2. 

In Figure 2 the following key applies, 

[I] Holding vessel containing concentrated cationic polymer solution 

[2] Conduit conveying concentrated cationic polymer solution to dilution stage 
[3] Dilution water line 
[4] Pump 

[5] Conduit conveying dilute cationic polymer solution 

[6] Second holding vessel for concentrated cationic polymer solution 

[7] Conduit conveying concentrated polymer solution 

[8] Aqueous composition comprising concentrated and dilute aqueous 

solutions of cationic polymer 
[9] Sewage sludge line 
[10] Dewatering stage 

[I I] Dosing point of aqueous composition into the sludge 
[12] Pump 

[13] Dilution stage 

Thus in the scheme represented in Figure 2, aqueous concentrated cationic 
polymer solution is held in holding vessel [1], Concentrated polymer solution is 
passed along conduit [2] towards dilution stage [13] after which the aqueous 
polymer solution and dilution water are passed through a pump [4] where they are 
mixed together to ensure that a consistent diluted polymer solution is formed. The 
dilute aqueous polymer solution is passed along conduit [5] towards the point 
where concentrated polymer solution is added. A second conduit [7] passes 
concentrated aqueous cationic polymer solution from holding vessel [6] into the 
dilute polymer solution to form the aqueous composition [8] which is passed to the 
dosing point [11] where the mixture of concentrated and diluted cationic polymer 
solutions are metered into the sewage sludge line [9]. The treated sewage sludge 
is then passed into the dewatering stage [10]. 
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The invention is suited to a variety of processes involving fiocculation and 
dewatering. Processes of particular relevance include dewatering sewage sludges, 
dewatering mineral suspensions, dewatering of paper mill sludges, dewatering of 
deinked cellulosic sludges e.g. from paper deinking plants and also papermaking 
processes. 

The following examples serve to illustrate the invention. 
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Example 1 

Aqueous solutions of a copolymer of acrylamide with dimethylaminoethy) acrylate, 
methyl chloride quaternary ammonium (40/60 weight/weight), intrinsic viscosity at 
least 10dl/g, are prepared at 0.1, 0.125 and 0.5% concentration. 

Composition 1 is prepared by introducing a 0.1% solution into 0.5% solution on a 
50/50 weight/ weight basis. Composition 2 is prepared in a similar manner to 
composition 1 by combining a 0.1% solution with 0.5% solution on a 75/25 weight/ 
weight basis. 

200ml aliquots of Rotherham (Yorkshire, England) sewage sludge are treated with 
dilute polymer (0.1%) and (0.125%), concentrated polymer (0.5%) and using 
composition 1 and composition 2 each at various doses of cationic polymer. The 
treated sludge is mixed at 2000 rpm for 15 seconds. The flocculation efficiency is 
measured by free drainage using a 10cm diameter sieve. 

The free drainage results are shown in Table 1 . 



Table 1 



Polymer solution 


5 second filtrate volume (ml) for each dose 


137.5 mg/l 


150 mg/l 


162.5 mg/l 


0.1% 


10.5 


31 


55 


0.125% 


4 


24 


50 


0.5% 




27 


49 


Composition 1 


19 


41 


79 


Composition 2 


14 


32 


67 



The results dearly show the advantage of using the compositions comprising a 
mixture of concentrated and dilute solutions of the cationic polymer. 
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Example 2 

Example 1 is repeated, except using polymer solutions 0.1%, 0.167% and 0.5% 
and mixed composition of 0.1% and 0.5% (50/50) and using 250ml aliquots of 
Rotherham sewage sludge and subjecting the treated sludge to mixing at 7000 
rpm for 15 seconds. The floccuiation efficiency is measured by free drainage using 
a 8 cm diameter sieve. For each test the volume of filtrate is measured and 
adjusted to allow for the volume of each aqueous polymer dose. 

The adjusted free drainage results are shown in Table 2. 



Table 2 



Polymer solution 


5 second filtrate volume (ml) for each dose 


100 mg/l 


120 mg/l 


140 mg/l 


160 mg/l 


180 mg/l 


0.1% 


73 


116 


159 


166 


149 


0.167% 


71 


114 


163 


174 


165 


0.5% 


79 


124 


165 


176 


165 


(50/50) mixture of 
0.1% and 0.5% 
polymer solutions 


83 


166 


167 


166 


155 



The results clearly show that optimum drainage is achieved using a lower dose of 
the blend of 0.1% and 0.5% polymer solutions than any of the other treatments. 

Example 3 

Example 2 is repeated using a copolymer of acrylamide with dimethylaminoethyl 
acrylate, methyl chloride quaternary ammonium (80/20 weight/weight), intrinsic 
viscosity at least 10dl/g prepared as a reverse phase emulsion, which has been 
dehydrated to form a liquid dispersion product and inverted in water to form 
aqueous solutions of the polymers at various concentrations. These polymer 
solutions are tested using 500 ml aliquots of Rotherham sewage sludge which has 
been diluted with water (2 parts sludge to 3 parts water) and subjecting the treated 
sludge to mixing at 1000 rpm (tow shear) for 15 seconds. The floccuiation 
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efficiency is measured by free drainage using a 8 cm diameter sieve. The adjusted 
free drainage results are shown in Table 3. 



Table 3 



Polymer solution 


5 second filtrate volume (m!) for each dose 


30 mg/l 


40 mg/l 


50 mg/l 


60 mg/l 


70 mg/l 


80 mg/l 


0.1% 


175 


181 


246 


290 


296 


270 


0.167% 


121 


158 


246 


302 


308 


256 


0.5% 


157 


206 


256 


314 


303 


262 


(50/50) mixture 
of the 0.1% and 
0.5% poiymer 
solutions 


131 


158 


285 


322 


308 


256 



The results clearly demonstrates that the blend of polymer solutions give an 
increased optimum drainage by comparison to the other treatments. This is visible 
from the plot of these results shown in figure 3. 



Example 4 

Example 3 is repeated except the polymer has been prepared according to the 
teaching of EP-A-202780 by including about 20 ppm methylenebisacryiamide with 
the monomer resulting in a cross-linked polymer, which exhibits an ionic regain of 
40%. The treatment is as described in example 3, except the treated sludge is 
subjected to mixing at 4,000 rpm the ftoccuiation efficiency is measured by free 
drainage using an 8 cm sieve. 

The free drainage results adjusted for dose volume are shown in Table 4. 
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Table 4 



Polymer solution 


5 second filtrate volume (ml) for each dose 


90 mg/l 


100 mg/l 


110 mg/l 


120 mg/l 


130 mg/l 


140 mg/l 


0.1% 


195 


260 


345 


350 


345 




0.167% 


223 


320 


347 


364 


361 


347 


0.5% 


221 


320 


369 


370 


382 


376 


(50/50) mixture 
of 0.1% and 
0.5% polymer 
solutions 


303 


360 


387 


393 


370 





The results clearly demonstrate that the blend of polymer solutions and separate 
and sequential treatment of different concentrations exhibit on the whole improved 
drainage by comparison to the other treatments. A plot of these results is shown in 
figure 4. 



Example 5 

Example 3 is repeated except the treatment comprising the mixture of 0.1% and 
0.5% polymer solutions is replaced by sequential dosing of the 0.1% and 0.5% 
polymer solutions, wherein the 0.1% solution is added first, followed by mixing for 
5 seconds at 4,000 rpm and then applying the 0.5% polymer solution, followed by 
further mixing for 15 seconds at 4,000 rpm and then draining through an 8cm 
sieve. 

The free drainage results adjusted for dose volume are shown in table 5 
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Table 5 



Pnh/mor o o) r ifion 


5 second filtrate volume (ml) for each dose 
(Total Polymer Dose) 


tU mg/i 


Of) rr\r%f\ 

ou mg/i 


yu mg/i 


i uu mg/i 


i 1 H mn/l 

J J u rng/i 




n n^p/ rt 

U.UO /0 


80 


130 


210 


260 


300 


280 


U. 1 /o 


125 


230 


265 


320 


325 


310 


0.167% 


119 


226 


293 


320 


337 


324 


0.2% 


113 


200 


288 




Q /to 


oon 


0.3% 


108 


197 


275 


333 


352 


330 


n a OAs 
U.4 /o 


111 


210 


289 


347 


356 


335 


0.5% 


103 


172 


281 


340 


339 


328 


sequential dosing 
of 0.1% and 
0.5% polymer 
solutions 


129 


246 


314 


330 


331 





The results clearly demonstrate that effective dewatering of the sludge can be 
achieved using lower total polymer dose by applying dilute and concentrated 
polymer solutions by comparison to the other treatments employing single 
concentration polymer solutions. Thus the mixed concentration dosing enables 
more efficient dosing of the polymer. 

Example 6 

Aqueous solutions of a copolymer of acrylamide with dimethylaminoethyl acryiate, 
methyl chloride quaternary ammonium (75/25 weight/weight), intrinsic viscosity at 
least 10dl/g, are prepared at 0.1, 0.125 and 0.5% concentration. A mixture of 0.1% 
and 0.5% solution as a weight ratio of 75:25 is also prepared. 

Dewatering of a de-inked paper mill sludge (0.91% solids) was evaluated using 
the polymer solutions at various doses. For each test the polymer was dosed to 
600ml of sludge, followed by stirring for 15 seconds at 2000 rpm using a 4 blade 
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stirrer. The flocculatton efficiency was measured using free drainage through an 8 
cm sieve recording filtrate volume after 5 seconds. The free drainage results, 
adjusted to take into account the dose volumes are shown in table 6. 



Table 6 



Polymer solution 


5 second filtrate volume (ml) for each dose 


1 Kg/t 


2 Kg/t 


4 Kg/t 


0.1% 


125.5 


139 


108 


0.125% 


145.6 


141.2 


82.4 ; 


0.5% 


148.9 


147.8 


115.6 


75:25 mixture of 
0.1% solution and 
0.5% solution 


145.6 


161.2 


102.4 



As can be seen by the results of this test the mixture of dilute and concentrated 
polymers solutions provides improved optimum free drainage. 

Example 7 

Example 6 was repeated except instead of measuring free drainage, the treated 
sludge was transferred to a piston press. Pressures of 20, 40, 60 and 80 pounds 
per square inch (psi) were applied in 2 minute increments. 

The cake produced was then weighed wet and dry to calculate the cake solids. 

The results are shown in table 7. 
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Table 7 



Polymer solution 


Cake Solids % 


1 Kg/t 


2 Kg/t 


4 Kg/t 


0.1% 


25.15 


26.94 


30.83 


0.125% 


31.82 


29.84 


33.09 


0.5% 


42.93 


26.56 


31.24 


75:25 mixture of 
0.1% solution and 
0.5% solution 


26.34 


32.31 


32.95 



The results from examples 6 and 7 show that the mixed dilute and concentrated 
polymer solutions provide the best overall combination of free drainage and cake 
solids. 

Example 8 

A suspension of China Clay is prepared and used 4% (weight/volume) in 2g/l 
sodium chloride solution. The tests are carried out on 500 ml aliquots of the China 
Clay suspension and mixed with various doses of polymer solutions of specified 
concentrations at 500 rpm impeller speed. The duration of mixing is for 15 
seconds for single doses and simultaneous doses. 

The flocculated China Clay is for each test transferred to a 500 ml measuring 
cylinder immediately upon completing the mixing stage. The time taken for the 
solid liquid interface (mud line) to pass between the 3 cm and 8 cm level is 
measured. A sedimentation rate in cm/minute is calculated and shown for each 
total polymer dose in table 8. 

In each test the polymer is a copolymer of acrylamide with sodium acrytate, with a 
monomer ratio by weight of 70:30. 
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Table 8 



Polymer solution 


Sedimentation rate (cm/min) 


3 mg/1 


4 mg/l 


5 mg/l 


0.05% 


21 


40.7 


57.1 


0.0833% 


15 


41.2 


55.6 


0.25% 


14.8 


36.5 


43.8 


50:50 mixture of 
0.05% solution and 
0.25% solution 


27.2 


55.9 


83.6 



The results show that the mixed concentrated and dilute polymer solutions provide 
the best sedimentation rates. This is clearly shown in figure 5. 

Example 9 

Example 8 is repeated comparing two stage addition of dilute and concentrated 
polymer solutions with simultaneous addition, two stage addition of two dilute 
solutions and single stage addition of a dilute solution. 

The duration of mixing is and for 15 seconds for single doses and simultaneous 
doses and for the two stage dosing of concentrated and dilute polymer solutions, 
the first dose is applied followed by mixing for 5 seconds followed by the second 
dose and then mixing for a further 15 seconds. 

A sedimentation rate in cm/minute is calculated and shown for each total polymer 
dose in table 9. 
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Table 9 





Sedimentation rate (cm/min) 


Polymer solution 


o mg/i 


4 mg/i 


z) iiiy/i j 


R mn/l 


0 05% 


10.2 


14.6 


20.7 


38 


0.05% two stage 
addition 


12.7 


20 


29.2 


42.1 


0.05%:0.25% 
(50:50) two stage 
addition 


20.2 


33.4 


38.5 


47.1 


50:50 mixture of 
0.05% solution and 
0.25% solution 


15.7 


32.1 


43.7 


45.2 



The results show that the mixed concentrated and dilute polymer solutions and 
two stage addition of dilute and concentrated polymer solutions out perform the 
single dose of dilute polymer solution or the two stage dose of dilute polymer 
solution. This is clearly visible from the plots shown in figure 6. 
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Claims 

1. A process of flocculating and dewatering an aqueous suspension of suspended 
solids comprising, introducing into the suspension, 

(a) a concentrated polymer solution and, 

(b) a dilute polymer solution, 

characterised in that the concentrated and dilute polymer solutions are introduced 
into the substrate substantially simultaneously. 

2. A process according to claim 1 in which the concentrated polymer solution and 
dilute polymer solution are introduced into the suspension as an aqueous 
composition comprising, 

(a) a dilute aqueous solution of polymer and, 

(b) a concentrated solution of polymer, 

wherein the dilute solution and concentrated solution exist as substantially discrete 
components. 

3. A process according to claim 2 in which the aqueous composition comprises, 

(a) 25 to 99%, by weight of the dilute aqueous solution of polymer and, 

(b) 1 to 75% by weight of the concentrated solution of polymer. 

4. A process according to claim 2 in which the aqueous composition comprises, 

(a) 40 to 99%, by weight of the dilute aqueous solution of polymer and, 

(b) 1 to 60% by weight of the concentrated solution of polymer. 

5. A process according to any of claims 1 to 4 in which the dilute aqueous solution 
has a concentration of polymer of below 0.3% by weight. 

6. A process according to any one of claims 1 to 5 in which the dilute aqueous 
polymer solution comprises a cationic polymer, an anionic polymer or a nonionic 
polymer. 

7. A process according to any of claims 1 to 6 in which the concentrated aqueous 
solution has a concentration of polymer of between 0.4 and 1.0%, by weight. 

8. A process according to any one of claims 1 to 7 in which the concentrated 
aqueous solution comprises a cationic polymer, an anionic polymer or a nonionic 
polymer. 
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9. A process according to any one of claims 1 to 8 in which the polymer dissolved 
in the concentrated solution is either co-ionic with the polymer dissolved in the 
dilute solution or non-ionic. 

10. A process according to any one of claims 1 to 9 in which polymer dissolved in 
either the dilute solution or the concentrated solution is cationic and has been 
formed from a monomer or blend of monomers comprising at least one cationic 
monomer selected from the group consisting of quaternary ammonium and acid 
salts of dimethylaminoethyl (meth) acrylate, quaternary ammonium and acid salts 
of dimethylaminoethyl (meth) acrylamide and diallyldimethyl ammonium chloride. 

1 1 . A process according to any one of claims 1 to 10 in which the polymer(s) 
dissolved in either the dilute solution or the concentrated solution is anionic and 
has been formed from a monomer or blend of monomers comprising at least one 
anionic monomer selected from the group consisting of (meth) acrylic acid, 2- 
acryiamido-2-methyipropane sulphonic acid, alkali metal and ammonium salts 
thereof. 

12. A process according to any one of claims 1 to 1 1 in which the polymer(s) 
dissolved in either the dilute solution or the concentrated solution is nonionic and 
has been formed from acrylamide or methacryiamide. 

13. A process according to any one of claims 1 to 12 in which the cationic polymer 
dissolved in each of the dilute and concentrated aqueous solutions is a copolymer 
of acrylamide and at least one cationic monomer selected from the group 
consisting of quaternary ammonium and acid salts of dimethylaminoethyl (meth) 
acrylate, quaternary ammonium and acid salts of dimethylaminoethyl (meth) 
acrylamide and diallyldimethyl ammonium chloride, having an intrinsic viscosity of 
at least 4 dl/g. 

14. A process according to any one of claims 2 to 13 in which the aqueous 
composition comprising the dilute aqueous solution of polymer and the 
concentrated solution of polymer is formed by introducing the concentrated 
solution of polymer into a flowing stream of the dilute aqueous solution of polymer. 

15. A process according to claim 14 in which the dilute aqueous solution of 
polymer is formed by diluting a flowing stream of the concentrated aqueous 
solution of polymer with dilution water. 
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16. A process according to any one of claims 2 to 15 in which the aqueous 
composition is formed by, 

(a) passing a concentrated solution of polymer to a dilution where the solution is 
combined with dilution water to form a dilute solution, 

(b) passing the diluted solution through a mixing stage, selected from pumping 
and screening stages, and 

(c) introducing a concentrated solution of polymer into the dilute aqueous solution. 

17. A process according to claim 16 in which the concentrated polymer solution, 
which is diluted to form the dilute polymer solution in step (a) is drawn from the 
same reservoir of concentrated polymer solution introduced into the dilute solution 
in step (c). 

18. A process according to claim 16 in which the concentrated solution of polymer 
in step (a) is drawn from a different reservoir of concentrated polymer solution 
introduced into the dilute solution in step (c). 

19. A process according to any one of claims 1 to 18 in which the dewatering 
process is selected from the group consisting of dewatering sewage sludge, 
dewatering a mineral suspension, dewatering a paper mill sludge, dewatering a 
deinked cellulosic sludge and a papermaking process. 
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Figure 3 
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Figure 6 
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I hereby appoint the following attorneys and agents, associated with Customer No. 000324, 
each of them with full power of substitution, revocation and appointment of associates, to 
prosecute this application and to transact all business in the Patent and Trademark Office 
connected therewith: 



Luther A. R. Hall (Reg. No. 27,337), JoAnn L Villamizar (Reg. No. 30,598), Kevin T. Mansfield 
(Reg. No. 31,635), Jacob M. Levine (Reg. No. 32,509), David R. Crichton (Reg. No. 37,300) and 
Michele A. Kovaleski (Reg. No. 37,865). 



Address all correspondence associated with Customer No. 000324 to Ciba Specialty 
Chemicals Corporation, Patent Department, 540 White Plains Road, P.O. Box 2005 
Tarrytown, NY 10591-9005. 



I hereby declare that all statements made herein of my own knowledge are true and that all 
statements made on information and belief are believed to be true; and further that these 
statements were made with the knowledge that willful false statements and the like so 
made are punishable by fine or imprisonment, or both, under 18 U.S.C. § 1001, and that 
such willful false statements may jeopardize the validity of the application or any patent 
issued thereon. 
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US Case GT/3-21 91 4/A/AC 524 

DECLARATION AND POWER OF ATTORNEY FOR U.S. PATENT APPLICATIONS 



II Original □ Supplemental □ Substitute □ PCT 

As a below named inventor, I hereby declare that: 

My residence, post office address and citizenship are as stated below next to my name. 

I believe I am the original, first and sole inventor (if only one name is listed below) or an 
original, first and joint inventor (if more than one name is listed below) of the subject matter 
which is claimed and for which a patent is sought on the invention entitled 

Process For Flocculating Suspensions 

which is described and claimed in: 

□ the attached specification. 

□ the specification in U.S. Application No. 
filed , and as amended on 

(day/month/year) 

S the specification in International Application No. 
filed 05/07/2000 

(day/month/year) 

assigned U.S. Application No. 

□ under PCT Article 1 9 on 

(day/month/year) 

□ under PCT Article 34 on 

(day/month/year) 

□ and further amended on 

(day/month/year) 



(if applicable). 

(day/month/year) 

PCT/EP00/06292 

(if applicable), and as amended 
(if applicable) 

(if applicable) 

(if applicable) 



I hereby state that I have reviewed and understand the contents of the above identified 
specification, including the claims, as amended by any amendment referred to above. 



I acknowledge the duty to disclose all information which is known by me to be material to 
the patentability of this application as defined in 37 C.F.R. § 1.56. 



I hereby claim foreign priority benefits under 35 U.S.C. § 119 (a)-(d) of any foreign 
application(s) for patent or inventor's certificate or of any PCT international application(s) 
designating at least one country other than the United States of America listed below and 
have also identified below any foreign application(s) for patent or inventor's certificate or 
any PCT international application (s) designating at least one country other than the United 
States of America relating to this subject matter having a filing date before that of the 
application on which priority is claimed: 
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I hereby claim the benefit under 35 U.S.C. § 1 19 (e) of any United States provisional 
application(s) listed below: 
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FILING DATE 

(clay/month/year) 



I hereby claim the benefit under 35 U.S.C. § 120 of any United States application(s) or PCT 
international application(s) designating the United States listed below and, insofar as the 
application discloses and claims subject matter in addition to that disclosed in the prior 
copending application, I acknowledge the duty to disclose all information known by me to 
be material to patentability as defined in 37 C.F.R. § 1.56 which became available between 
the filing date of the prior application and the national or PCT international filing date of this 
application: 
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I hereby appoint the following attorneys and agents, associated with Customer No. 000324, 
each of them with full power of substitution, revocation and appointment of associates, to 
prosecute this application and to transact all business in the Patent and Trademark Office 
connected therewith: 



Luther A. R. Hall (Reg. No. 2?_337) J JoAnn L Villamizar (Reg. No. 30,598)^ Kevin T. Mansfield 
(Reg. N o. 31,635), Jacob M. Levine (Reg. NaJ32 i 509)^ David R. Crichton (Reg.JSkx-SZ^SQO^ and 
Michele A. Kovaleski (Reg. No. 37.865). 



Address all correspondence associated with Customer N6. 000324 Jp ; Ciba Specialty 
Chemicals Corporation, Patent Department, 540 White )*lains~Roacl, P.O. Box 2005, 
Tarrytown, NY 10591-9005. 



I hereby declare that all statements made herein of my own knowledge are true and that all 
statements made on information and belief are believed to be true; and further that these 
statements were made with the knowledge that willful false statements and the like so 
made are punishable by fine or imprisonment, or both, under 18 U.S.C. § 1001, and that 
such willful false statements may jeopardize the validity of the application or any patent 
issued thereon. 
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